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Experimental 

Crystal data 

[Ni(Ci6Hi3BrN202){C5H5N)] 
M, = 483.00 
Monoclinic, C2/c 
a = 32.376 (18} A 
b = 6.145 (4) A 
c = 22.752 (13) A 
= 122.063 (8)° 

Data collection 

Brulcer SIVIART CCD area-detector 
diffractometer 

Absorption correction: multi-scan 
(SADABS; Sheldricic, 1996) 
T^i„ = 0.561, r„,„ = 0.706 



Refinement 

R[F^ > 2a(F^)] = 0.038 

wR(F^) = 0.093 

S = 1.03 

3403 reflections 



V = 3836 (4) A" 
Z = 8 

Mo Ka radiation 
jLt = 3.12 mm^' 
r = 298 K 

0.21 X 0.16 X 0.12 mm 



9451 measured reflections 
3403 independent reflections 
2415 reflections with / > 2tr(/) 
Ri„, = 0.044 



253 parameters 

H-atom parameters constrained 
Ap„^ = 0.40 e A-' 
Apmin = -0.38 e A"' 



The central Ni" atom in the title complex, [Ni(Ci6Hi3Br- 
N202)(C5H5N)], is in a square -planar trans-N202 environment 
defined by the NO2 donor atoms of the tridentate hydrazone 
Ugand and the monodentate pyridine Ugand. The pyridine 
molecule forms a dihedral angle of 9.99 (11)° with the least- 
squares plane through the NiN202 atoms. 

Related literature 

For the biological and coordination properties of aroyl- 
hydrazones, see: Ah et al. (2004); Carcelh et al. (1995); Cheng 
et al. (1996); Desai et al. (2001); El-Masry et al. (2000); Singh & 
Dash (1988); Zheng et al. (2008). 




Table 1 

Selected bond lengths (A). 



Nil-Ol 1.794 (3) Nil-N2 1.835 (3) 

Nil-02 1.826 (3) Nil-N3 1.941 (3) 



Data collection: SMART (Bruker, 1996); cell refinement: SAINT 
(Bruker, 1996); data reduction: SAINT; program(s) used to solve 
structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine 
structure: SHELXL97 (Sheldrick, 2008); molecular graphics: 
SHELXTL (Sheldrick, 2008); software used to prepare material for 
publication: SHELXTL. 

The authors thank the National Natural Science Foundation 
of Shaanxi Province, China, for financial support 
(2009JM2012). 



Supplementary data and figures for this paper are available from the 
lUCr electronic archives (Reference: TK2766). 
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{7V-[(^)-l-(5-Bromo-2-oxidophenyl)ethyKdene-/cC>]-4-methylbenzohydrazidato-/(:^7V',C>}(pyridine- 
ft:7V)nickel(II) 

C.-Z. Zheng, L. Wang, J. Liu and Y.-J. Wang 
Comment 

Hydrazones are an important class of Schiff bases compounds which has attracted much attention because of their biological 
activities (Carcelli et al, 1995) such as antimicrobial, antifungal, antitumor and as herbicides (El-Masry et al, 2000; Singh 
& Dash, 1988; Desai et al, 2001), and strong tendency to chelate to transition metals (Ali et al, 2004; Cheng et al, 1996). 
As an extension of our work on the structural characterization of aroyUiydrazone derivatives (Zheng et al , 2008), the title 
compound was synthesized and its crystal structure is reported here. 

The coordination polyhedron about the nickel ion in the title complex is essentially planar. Fig. 1. The coordination 
environment of nickel is comprised of one pyridine ligand and one hydrazone ligand (two O atoms, one N atom) so that 
the central nickel atom is four-coordinated. Table 1 . 

Experimental 

j3-Methyl ethylbenzoate (8.21 g, 0.05 mol) was dissolved in ethanol (50 ml) at room temperature and heated at 363 K, 
followed by the addition of hydrazine hydrate (3.00 g, 0.060 mol). Subsequently, the mixture was refluxed for 10 h, and 
then cooled to room temperature. The crystals were precipitated and collected by filtration. The product was recrystallized 
from ethanol and dried under reduced pressure to give 4-methylbenzohydrazide. 

4-methylbenzohydrazide (3.75 g, 0.025 mol) was dissolved in ethanol (50 ml) at room temperature and heated at 363 
K, followed by the addition of 5-bromo-2-hydroxyphenyl ethyl ketone (5.38 g, 0.025 mol). Subsequently, the mixture was 
refluxed for 9 h, and then cooled to room temperature. The crystals were precipitated and collected by filtration. The product 
was recrystallized from ethanol and dried under reduced pressure to give compound A''- [(ii)-(5-Bromo-2-hydroxyphenyl)- 
(methyl)methylene]-4-methylbenzohydrazide. 

A mixture of A''-[(ir)-(5-Bromo-2-hydroxyphenyl)-(methyl)methylene] -4-methylbenzohydrazide (0.035 g, 0. 10 mmol), 
NiCl2.6H20 (0.024 g, 0. 10 mmol), pyridine (0.0079 g, 0. 10 mmol), and H2O (5.00 ml), several drops of acetone was placed 
in a Parr Teflon-lined stainless steel vessel (25 ml). The vessel was sealed and heated at 393 K for 3 d. After the mixture 
was slowly cooled to room temperature, red crystals were obtained (yield 41%). 

Refinement 

All H atoms were positioned geometrically and treated as riding on their parent atoms, with C — H(methyl) = 0.96 A, 
C— H(aromatic) = 0.93 A, and with C/iso(H) =1.5C/eq(Cniethyl) and 1.2:/eq(Caromatic)- 
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Figures 




Fig. 1. The molecular structure of the title compound, showing displacement ellipsoids drawn 
at the 30% probability level. H atoms are presented as a small spheres of arbitrary radius. 



{/V'-[(£)-1-(5-Bromo-2-oxidophenyl)ethylidene-KO]-4- methylbenzohydrazidato-K iV',0}(pyridine-KiV)nickel(ll) 



Crystal data 

[Ni(Ci6Hi3BrN202)(C5H5N)] 

M,. = 483.00 

Monoclinic, C2/c 

Hall symbol: -C 2yc 

a = 32.376 (18) A 

fe = 6.145 (4) A 

c = 22.152 (13) A 

|3= 122.063 (8)° 

K=3836 (4) A^ 
Z=8 



F(000) = 1952 

Dx= 1.673 Mgm"^ 

Mo Ka radiation, X = 0.71073 A 

Cell parameters from 2511 reflections 

6 = 3.2-23.3° 

(1 = 3.12 mm ' 
r=298K 
Block, red 

0.21 X 0.16 X 0.12 mm 



Data collection 

Bruker SMART CCD area-detector 
diffractometer 

Radiation source: fine- focus sealed tube 

graphite 

(p and CO scans 

Absorption correction: multi-scan 
{SADABS; Sheldrick, 1996) 

r,„i„ = 0.561, r„,a^ = 0.706 

945 1 measured reflections 



3403 independent reflections 
24 1 5 reflections with / > 2a(/) 



= -31^38 

A: = -6^7 
/ = -27^26 



Refinement 
Refinement on F 
Least-squares matrix: full 
R[F^ > 2o{F^)] = 0.038 

wR(F^) = 0.093 

S= 1.03 

3403 reflections 



Secondary atom site location: difference Fourier map 

Hydrogen site location: inferred from neighbouring 
sites 

H-atom parameters consfrained 

w = 1/bVo^) + {0m9SPf + 0.067P] 
where P = (F J- + 2F^^y3 

(A/0)n,ax< 0.001 
Apmax = 0.40eA"^ 
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Apmin = -0.38eA ^ 

Extinction correction: SHELXL97 (Sheldrick, 2008) 
Extinction coeiiicient: 0.0113 (15) 

Special details 

Geometry. All e.s.d's (except the e.s.d. in the dihedral angle between two l.s. planes) are estimated using the fiill covariance mat- 
rix. The cell e.s.d.'s are taken into account individually in the estimation of e.s.d.'s in distances, angles and torsion angles; correlations 
between e.s.d's in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of 
cell e.s.d.'s is used for estimating e.s.d's involving l.s. planes. 

Refinement. Refinement of against ALL reflections. The weighted /J-factor wR and goodness of fit S are based on F^, convention- 
al /{-factors R are based on F, with F set to zero for negative F^. The threshold expression of > a(i^) is used only for calculating R- 
factors(gt) etc. and is not relevant to the choice of reflections for refinement, /{-factors based on F^ are statistically about twice as large 
as those based on F, and R- factors based on ALL data will be even larger. 

Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A^) 
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0 restraints 

Primary atom site location: structure-invariant direct 
methods 
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Atomic displacement parameters (A^) 
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